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low. When brown fumes begin to develop again, cover the vessel and add 50 c.c. more of the cone. HNOs. Heat until all action is over; remove the cover and evaporate to dryness; cool; add 75 c.c. of cone. HC1; cover; heat until action ceases; evaporate again to dryness; cover again; add once more 75 c.c. of HC1 and evaporate dry; cool; heat with 25 c.c. of cone. HC1 with the cover on for 10 minutes; add 150 c.c. of water to dissolve the salts; filter; wash the filter with water until the washings are free of chlorides; make the filtrate and washings just neutral with ammonia; cool; add 40 c.c. of magnesia mixture; stir well; add to the solution one-third of its volume of cone, ammonia; and stir the solution for one or two minutes and let it stand for 12 hours. Then filter out the ammonium magnesium phosphate and wash it with 5 c.c. of cone, ammonia diluted with 500 c.c. of water, until the washings no longer give a cloudiness after being acidulated with a few drops of dilute nitric acid and tested with a little silver nitrate solution. The washings should be kept separate from the main filtrate. Both the filtrate and washings should be tested by adding 10 c.c. more of the magnesia mixture and to the washings should be also added one-third of its volume of ammonia. If any precipitate forms in either the filtrate or the washings it is filtered, washed and added to the main precipitate. Dry the filters containing the phosphate precipitates, and then smoke off the volatile portion of the filter papers below redness to avoid losing particles of the phosphate; do not heat the platinum crucible hot enough to ignite the gases coming from the papers. When the smoking ceases, raise the heat to low redness, and finally hot enough to obtain a pure white residue of magnesium pyrophosphate. Do not use a blast lamp temperature as the platinum will be badly attacked by the phosphate. Weigh the MgaPaOrj dissolve it in HC1; filter out any insoluble silica; wash it; weigh it and deduct it from the first weight; calculate the net weight to metallic phosphorus by use of the factor 0.2787.
Magnesia Mixture consists of 25 grams of magnesium chloride, 50 grams of ammonium chloride, 100 c.c. of cone, ammonia